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ignite it until all nitrates are decomposed. Then weigh the residue, after igniting it at a red heat for 30 minutes to render the tin insoluble. This weight will be that of the oxides of Sn, Cu, Mo, Sb, Bi and a little Fe. To remove the Cu, Fe and Bi warm the ash in the crucible with 10 c.c. of i : i HC1, heating for 10 minutes just below boiling; rinse the contents of the crucible onto a small filter; wash the same with i : 20 HC1 and, finally, with some water. Ignite the paper in the same crucible again until white to grayish white at a low red heat. Moisten with cone, nitric acid and ignite again to oxidize any metal formed.
If molybdenum is present extract this residue with 5 or 10 c.c. of strong ammonia. Use ammonia that is freed from any sediment or floating particles, or scales of glass. Filter; wash paper with ammonia and put it back again into the same crucible, and burn the residue at a low heat. This residue will now consist of tin oxide plus a little silica. Weigh the residue; and remove it to a platinum crucible. Add four to live drops strong sulphuric acid, and then 10 c.c. e.p hydrofluoric acid; evaporate as in the determination of tungsten. Drive off sulphuric acid; weigh the while to grayish while residue as oxide of tin. This weight multiplied by 0.7880 gives the equivalent weight of metallic tin, which is converted to percentage by the usual calculations.
In the presence of much tin and bismutli it is more accurate to proceed as given in the foregoing method until the sulphides of tin, etc., have been filtered and washed when, instead of igniting the same, the mixture of sulphides is placed, filter and all, in a porcelain casserole, covered with yellow ammonium sulphide and warmed on a water bath with frequent stirring for three hours. The pulp and solution are then filtered and washed with water containing 10 r.r. of the yellow ammonium sulphide diluted with 500 c.c. of water. After thorough washing the filtrate and washings are made slightly acid with 11(1 and saturated with H2S when all of the tin will separate out; it is then filtered out; washed with HaS water; ignited; treated with